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PROVISIONAL SPECIFICATION 



Manufacture of new Bhodamiiie 



We Imperial Chemical Ikdusteies 
T^ted oflmperial Chemical House, 
vfiSuk. LobL, S W. l a Comply 
incorporated tinder the laws « «"£ 
5 Britain and Max Wwfc e&J- g£ 
7Pn of Hexagon House, UiacKiey, 
cKr, do hfrebv declare the nature of 
thia invention to be as follows: — 
%X oaphthalene-2 : 3-dicarboxylio 
10 acxKr its anhydride has M^aSe 
Vista for the manufacture of rhodamine 
SS. We have now found that toy^ 
Enlace nhthalic acid or anhydride in tne 

of rhodamines by known 
15 Sods from derivatives of « 
nhenol having one or both bydr°f^ 
atoms of the amine group suba toted by 
alkvl or aryl groups. The resulting new 
Sam^e colours are similar in shade to 
on Xe corresponding known . rhodammes 
20 from phthafic acid, but are 

soluble in water to be valuable in textile 
dvein* although they can be used as 
lake* We hate found however that they 
os can be suWated with ease and that 
25 Z Snhonated products are acid dyes 
which for instance dye wool in brilliant 
iKs of good to very good general 

30 fa Tne following Examples in which parts 
are by weightfflustrate but do not limit 
the invention. 

Example 1. 
21.6 Parts of naphthalene-2 : 3-dicar- 
35 boxvlic acid, 16.6 parts of diethyl-ro- 
35 Sophenol, and 10.0 parts i of *»*£™g 
chloride are mixed anf heated g™J™% 
to 200° C. and kept at this tall the melt 
Wmes nearly solid. The melt is , allowed 
40 to cool, grou/d and extracted mtb warn 
water to remove aanc salte. The rMuix- 
Ir.Tin soluble matter is then stirred at 
SF C wlS 100 parts of 10% aqueous 
Rustic soda, filtered, washed aod ^e- 
45 crvstalUsed from toluene. The resulting 

shade as Ekodamuie B but it is no* sui^ 
[PWoe 1/-] 
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ciently soluble to find practical applica- && 

^honttaTis effected by dias^g ' 
the melt after water washing and drying, 
£ 150 parts of 100% sulphuric acid 
Slow 20* C, adding to pwts of 60% 
Sleum below 60° C. and keeping at 60 
C until a sample is completely soluble 

& soda ash solution. ^ "^^STlSe 
mixture is poured into 1000 parts i ice 

properties. j^ample 2. 

70 

By replacing in Example 1 
diethyl-m-aminophenol by 13.7 I**"" 
^nnptbvl-m-aminophenol, but otnerwise 

aus pros re 

Example 3. 
Instead of 164 parts dietM-m- 
aminophenol in Example 1, 
Samino-p-cresol are taken. After tbe 

way : 10 parts of base are .dissolved in 

reaction product is poured into 500 parte 

feff to cmtal&e. The new rhodamine 
seoaratesln lustrous green crystals It 
SSSl prints tann^mordanted cotton 
in shades very similar to but siign sy 

EtsX SSrr ST 

"<Sfes2L?S SMS S 108 
i » • btei, ' ed , ' 1 " c,, 

dyes wool fast Ted, 



Dated the 30th day of J m <>, 1933 . 
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. 0. G. CLARKE, 
Mannfecto, of new RWamine Dm *„J d. • 

ii?Ts w'Tr'r 

Place .phfluS S or^fe^i^ 

manufacture of ZSnSET^JSM 
known per ae f^rTiPi D F methods 

20 ^ulphonafcd rhodanSe Tefe, * W 
similar in a had« trT+u? yestuliB are 

known ihodaSs from" n W pondi ?e 

Wt are i?3?en% Xbtett 
be valuable in + ao ^u>ie in water to 

26 they SJfe SS^^T?' ^ough 
matters, wl h^t j ^e^olouring 
£>ey can be fltSSS JX™' ¥ 
known methods aid fhSV* 1 ^ , ease by 
products are add dye^A f 1 ? We5 
30 dye wool in Siffi I j for ^stance 
A good flhades of good to 

are by w?^§te Pl ^ fT** P a ** 
the inVenfi! mm>tr * te but upt limit 

91 ft Example 1. 

boiyiio 1 ^ °f ^PAthalene-2: 3-diear- 

amluiJCol' and loTV' * e %^ 
. chloride aw nSed I^Vf* 8 ^ Wane 
40 to 200- C^ndlent^ a^u* 1 ? 1 ™ 11 ? 
becomes nSy^J %^ m e £ 

lag base is in beaiitfftll 11x6 f e8ult - 
needles. It «f n ora ag6-coloured 

50 Phate by dissoW i n SffiJSl*? "t 
phuric acid and (U °T?- ff dllute su *- 
sodium chloride to a ^Me 

gelatinoJ ^rodu^X^ "g£» -v- -«« xast red ~ 

55 &a^ e T£lt^ ^ -^^S£?? de8orib < d -* 

ciently soluble Ji i] 1B , aot s ^ tion and £ £ * 1116 of our said inveii 
tioni^thfwly ^ P« applica- » & sam/2t 

olaim is:— elaro tiat what we 
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— application 

the'tt^^^ by Solving 
drying in itS wa ^ mi S with water and 

n i . Example 2 

monoethyl^SS^^ Parts of 
wise proceeding ™ ' but °taer- 
more insoluble e p ^ ^SLW"* • 
sulphate of the LT- obtained, the 
7* ailSSJa^W Wuble 
phonated as in ftT" • 1116 base is sul- 

the resul&gVoduKr ^ h ** d 

After the »3fc^%S 2*?«- 
anc chloride ami +vT , ea 1166 from 
posed with dilute riw- pr0d ^ ct de com- 

under reflux at 100° C%™ w J - * teate ^ 
reaction Drodm* i= - fo ? J 2 bours. The 

of waterSwd "aSd^l W°? P^ 
Parts of boiW water ? 750 

left to crystSe The^L^T. 8 ? Iut i 0n 
separates in lustrous g?een Z5 f 8 ^ 6 
dyes and prints tanu^ntordS?- « Zt 100 
in shades verv sfmfi a, ™ oraanted . cotton 

apSS! y SOluWe to S PracJcal 

J4?lft25f5S- ^ ^ »elt in 
Example 1 aToW T«S de8 ^ bed » 
dyes wool fast red Gained which 
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1 Process for the manufacture of new 
colouring matters of the rhodamine series 
which comprises condensing naphthalene- 
2:3-dicarboxylic acid or its anhydride 
5 with an T/i-aminophenol in which the 
nitrogen atom carries one or two alkyl 

^IT^rocess for the manufacture of new 
colouring matters of the rhodamine series 
10 which comprises a process as claimed m 
Claim 1 followed by sulphonation of the 
product, e.g. with oleum. 
3. Process for the m anufacture of new 



colouring matt rs of the rhodamine series 
substantially as described with reference 15 
to each of the foregoing Examples. 

4 New colouring matters of the rhod- 
amine series whenever produced by the 
process of any of the preceding, claims, or 
by the obvious chemical equivalent of 30 

such process. , AO . 

Dated the 19th day of June, 1934. 
E. C. d. CLARKE, 
Imperial Chemical House, 
Mifibank, London, S.W. 1, 
Solicitor for the Applicants. 
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